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The isobutyl alcohol to be used should be prepared as follows : The
isobutyl alcohol of commerce is subjected to three successive distillations.
In the first of these the fraction passing over at 106-5-107-5° is collected
and again distilled slowly through rectification bulbs, the fraction dis-
tilling at 106-7-107-1 ° being distilled a third time, when the portion boiling
at 10 6-8-10 7° is collected; this is the fraction employed. Pure ethyl
alcohol, which gives no reaction with sulphuric acid (see p. 244), is also
prepared and made up to 66-7% (by volume) strength l; with this a solution
containing 0-667 gram of isobutyl alcohol per litre is prepared.
\	Preliminary preparation of the alcoholic liquid.    The spirit must be freed
from aldehydes and made up to a definite strength. To this end, 100 c.c.
of the spirit, made up to 50% strength (see p. 245), are placed in a flask of
about 250 c.c. capacity together with 2 grams of metaphenylenediamine
hydrochloride and a few pieces of pumice, the liquid being then boiled fairly
gently under a reflux condenser for an hour. After cooling, the liquid is
distilled, exactly 75 c.c. of distillate being collected in a flask of that capacity.
The liquid thus collected contains all the alcohol existing in the 100 c.c.
of spirit and will contain, therefore, 66-7% of alcohol (by volume) ; this
is used for the reaction.
Procedure. Into a perfectly clean, dry flask of capacity about 100 c.c.
and with a neck about 20 cm. long, are poured 10 c.c. of the spirit to be
|	examined (prepared as described above) and, by means of a pipette, 10 c.c. of
pure concentrated sulphuric acid, which is allowed to flow down the side of
.	the flask so that it does not mix with the alcoholic liquid ;  the flask is at
once vigorously shaken and placed in a bath at 120°. This bath may
contain a 69% calcium chloride solution ; the level and concentration are
kept constant by means of an inverted flask full of water and closed by a
I	stopper traversed by a large glass tube, the external extremity of which is
cut obliquely and just reaches the surface of the solution in the bath. The
flask is kept in the latter for exactly an hour and is then allowed to cool.
At the same time 10 c.c. of the standard solution are treated similarly in
another flask, the two colorations of the cold liquids being compared in the
colorimeter. Since the depth of the coloration is not proportional to the
quantity of higher alcohols present, the two colorations to be compared must
not differ greatly ; if dilution of the spirit or of the standard solution is
necessary, this must be made with pure 66-7% alcohol. If the liquids are
[	kept in well-stoppered tubes in the dark, the colorations remain unchanged
for some days, so that it may sometimes be convenient to prepare a series
of standards with different quantities of the isobutyl alcohol.
In calculating the results, use may be made of the general formula*
given for aldehydes (p. 245), it being remembered that the standard solution
corresponds with the distillation product of a solution of 0-500 gram of
|	isobutyl alcohol in a litre of 50% alcohol when the distillation is carried
f	l Alcohol of 66-7% strength may be prepared by adding 377-9 c.c. of distilled water
to a litre of 90% alcohol. If the alcohol available is more concentrated than 90%,
either (i) it is first brought to this strength (see Table XXV) and then diluted as above,
or (2) the amount of water necessary to be added is deduced from the formula given in
footnote 3 on p. 239.

